H NMR for 4 (in CDCl
TMS protection of 1-nonyne 7 (8). 2 The reaction was carried out in an atmosphere of nitrogen.
A solution of EtMgBr (1.0 M, in THF, 16.5 mL, 16.5 mmol) was added via a syringe (slowly, over ca. 30 min) to a solution of non-1-yne (7) (1.8 mL, 10.98 mmol) in dry THF (14 mL) stirred at ambient temperature under N 2 (balloon). The stirring was continued at the same temperature for 15 min before a solution of Me 3 SiCl (2.37 mL, 27.5 mmol) in dry THF (16 mL) was introduced over 15 min. The reaction mixture was stirred at ambient temperature for 1 h. Aq. sat. NH 4 Cl was added, followed by EtOAc. The phases were separated. The aq. layer was back-extracted with EtOAc. The combined organic layers were washed with brine and dried over anhydrous Na 2 SO 4 . Reaction of 8 with 9 leading to 10. The above obtained 12 (226 mg, 0.55 mmol) was dissolved in toluene (2.9 mL). Ph 3 P (144 mg, 0.55 mmol) was then added. The mixture was stirred at reflux (bath temperature 120 °C) under N 2 (balloon) for 27 h. 
